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II. Preparation of starting materials
equiv) and a stir bar, and the flask was then fitted with a rubber septum. The flask was purged with nitrogen followed by the addition of anhydrous CH 2 Cl 2 (100 mL) and the aroyl chloride (20.0 mmol, 1.0 equiv). The mixture was cooled to 0 °C in an ice-water bath. Pyridine (4.83 mL, 60 mmol, 3.0 equiv) was added slowly with stirring, and the solution was allowed to warm to rt overnight. The reaction was quenched with water (300 mL), and the resulting mixture was extracted with CH 2 Cl 2 (3  100 mL). The organic layers were combined and dried over MgSO 4 followed by removal of the solvent under reduced pressure and then at high vacuum for 2 h to remove any residual pyridine. The white solid or viscous oil was transferred to a 100 mL oven-dried round-bottom flask with a stir bar, and dried benzene (60 mL) was added. The solution was cooled to 5 °C, and PCl 5 (6.25 g, 30.0 mmol, 1.5 equiv) was added in one portion. The heterogeneous mixture was stirred at 5 °C for 2 h and then allowed to warm to rt. The solution was poured into a separatory funnel containing hexane (150 mL) and water (150 mL). The organic layer was washed with additional water (150 mL) and brine (150 mL) and then dried over MgSO 4 followed by removal of solvent under reduced pressure. The pale yellow residue was then dissolved in dry THF (150 mL) in a round-bottom flask with a stir bar, and sodium methoxide (5.40 g, 100 mmol, 5.0 equiv) was added in one portion.
The heterogeneous solution was heated to reflux with stirring overnight. The mixture was cooled to rt and poured into a separatory funnel containing ether (150 mL) and water (150 mL). The organic layer was washed with additional water (150 mL) and brine (150 Purification by silica gel column chromatography using hexane/EtOAc (20/1) as eluent afforded the product (3.04 g, 85% yield) as a colorless oil. The analytical data for this compound are consistent with previously reported data. Purification by silica gel column chromatography using hexane/EtOAc (10/1) as eluent afforded product 6c (28.7 mg, 64% yield) as a white powder. The analytical data for this compound are consistent with previously reported data. Purification by silica gel column chromatography using hexane/EtOAc (7/3) as eluent afforded product 6f (41.9 mg, 78% yield) as a white powder. The analytical data for this compound are consistent with previously reported data. Purification by silica gel column chromatography using hexane/EtOAc (4/1) as eluent afforded product 6i (25.5 mg, 53% yield) as a white powder. The analytical data for this compound are consistent with previously reported data. 
III. Rh(III)-catalyzed C-H activation
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3-(4-chlorophenyl)-5-methoxyisobenzofuran-1(3H)-one (6k):
Derived from (Z)-methyl N, 4- °C. After 20 h of stirring, the vial was removed from the oil bath and was cooled to ambient temperature. The mixture was directly loaded onto a silica gel column for chromatographic purification.
3-cyclohexylisobenzofuran-1(3H)-one (6q):
General procedure B was followed using cyclohexanecarboxaldehyde (2c) (44.9 mg, 0.400 mmol, 2.0 equiv). Purification by silica gel column chromatography using hexane/EtOAc (10/1) as eluent afforded product 6q (28.1 mg, 65% yield) as a white powder. The analytical data for this compound are consistent with previously reported data.
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3-isobutylisobenzofuran-1(3H)-one (6r): General procedure B was followed using 3-methylbutanal (34.5 mg, 0.400 mmol, 2.0 equiv).
Purification by silica gel column chromatography using hexane/EtOAc (10/1) as eluent afforded product 6r (30.1 mg, 79% yield) as a colorless oil. The analytical data for this compound are consistent with previously reported data. 9 3-(tert-butyl)isobenzofuran-1(3H)-one (6s): General procedure B was followed using pivalaldehyde (34.5 mg, 0.400 mmol, 2.0 equiv).
Purification by silica gel column chromatography using hexane/EtOAc (10/1) as eluent afforded product 6s (27.4 mg, 72% yield) as a colorless oil. The analytical data for this compound are consistent with previously reported data. 12 3-butylisobenzofuran-1(3H)-one (6t): General procedure B was followed using pentanal (34.5 mg, 0.400 mmol, 2.0 equiv).
Purification by silica gel column chromatography using hexane/EtOAc (10/1) as eluent afforded product 6t (25.5 mg, 67% yield) as a colorless oil. The analytical data for this compound are consistent with previously reported data. 
